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RECENTLY FUBLISHED RESEARCH OF THE
LENINGRAD PHARMACEUTICAL RESEARCH INSTITUTE

"Alkalimetric Determination of Suifapyridine,” N. V.
Kbromov-Borisov, Leningrad Phar Res Inst

"Farmatoiya” Vol 8, No 6, 1945, pp 31-3

Sulfapyridine 1s hydrolyzed 20 minutes in 25% aqueous
HC1 by boiling under a reflux. 7The system 1s then
evaparated to dryness in the same flask an a water
bath. The residue (sulfanilic acid and & -aminopyri-
dine-EC1) 1s taken up in hot water and titrated witb
0.1 N alksli against phenclphihalein to a pink color.
This mothod sliminates tbe nesd for titresting in

a¢ tone.
. one sample; the avarage result was 99.5%¢ (rangs
99.3-9.7%} .

"Colorimetric Determination of Ipscac Roct in Small
Quantities,” Yu. ¥. Rozeablyum, Leninurad [har Res
Inst

"Parmateiya® Yol 8. Ro &, 1945, pp 21-5

Rmetine car de assayed in ipecas root {I) ty its
reaction vith diarzotized sulfanilic acid to form an
azo dye. The method can be adapted tc determinstiom
of syall awounts of ¥ in dry preparations Srom other
roote. Ths colarimetric atandard is derived from
powdered ¥ of known emetins content .

THIS 1S UNEVALUATED INFORMATION

1L/‘

Ascuracy 1s indicated by five determinations

"Gascmetric Method for the Determination of Sulfamides,”

N. V. Khromov-Borisov, Leningrad Phar Res Inst
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"Zhur Priklad Ehimii® Vol 1B, 1945, pp 612-23

Sulfonamides react with HRO3 in concentrated B;80y
at room temperaturs to yield B20 gquantitatively;
acylated sulfcnamides react similarly, the firet
réaction cmalste of the cleavage of the scyl group.
Hegryl-substitutsd sulfonamides fail to yield N,0
under these conditions. The accurasy of a guschst sie
method based: on 'the formstion of K,0 was checked on
27 various sulforismides. The preparation of the
‘felloving sulfonamides {s given as new compounds.
Phthelenil (56 g) m added to 150 g C180:zE and
-the mixture was heatsd to 70° for 1 hour ; after
pouring into water there wes obtained a paste of
*‘Fathalenilsulfonyl chloride containing 26.4% of the
chloride.  13k.l g of the paste; 17.2 g sulfanilumide, -
7:8 8 Ba00s in 32 cc water, and 170 cc saturated

- -8oluticn of "%aCl gave 60-50 854 phthaloyldisulfanila-

mido (I) m 282-kS (from formie matd).
0
e
\0/
50

""3.2“2

Bulfanilemide (0.7 g) and 0.6 g p-dimethylamino-
benzaldelyde were heated to 210-20° for 20 minutes
to y10ld the ocorresponding (p-dimethylamino-
benzylidene) aulfanilamide, m 19a4¢ (from BtOH);
the HCl sait was obtained by sanduoving ths reastion
in agueous HC1, m 230 (with decomposition). p-Chloro-
benrenesulfonamide {10 g) Leated ta 160° wita 18 e
BiCl for 10-15 ainutes, then to 200°, gave 1k.3 g
F-dbenzqyl-p-chlorovenzenesulfonamide » m 18k.5.50
(from 85% farmio acid). The product on treatment
with I’i’;glin gave H,0 and 3-nitro-k-
chlarobenzens onic asid K sait, m 325-6°
(deccmposition, from water).

"Phytostarol az n Ointment Bage,” A. N. Xhaletaxiy,
L. B. Fedorova, Leningrad Phar Res Inst

"Farmetsiys" Vol 8, Ho 2, 1945, p 18-21

A honugencous ointment base was preparsd from 12-15%
pine phytostevol and 85-8% water. It 414 not ssparate
in 30 days at 20°. The raste can by dried and
regensrated vith varz water. It appears satisfactory
a3 a base {or &n0, iohthyol, or mercurisl ointments.
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"Detéerminatice of Sulfapyridine as the Silver Salt,”

H. V. Ehromov-Borisov, I. M. Yurist, L. P. Popova,
Loningrad Phar Res Inst

"Fermataiya® Vol 9, Fo 1, 1946, pp 26-8

hrgentometric determinetion of sulfapyridine can
be carried out gravimetrically or by the Volhard
titration. For the former, add about 0.k-g sample
to a little less thun the egvivalent quantity of
0.1 N NaOE and add 50 ml water. Heat to T0° until
dissolved, add 25 ml 0.1 N Agii0z, cool, filter
through fritted glase (No 3), wash free from Ag+
and then with 300 o¢ water, and dry at ¢i-103°,
For the Volherd determination {0.3-g sample), heat
again nearly to boiling after precipiteting the
Ag salt; umsh vitk 5% BNO, then with water until
netitral, then with Lot water until free from Agé
and titrates the excess Egt. )

"preparing Standard Dry Extracts of Thermopsis,”
A. M, Ehaletakii, L. ¥. Fedorova, Leningrad Phar
Res: Inat

"Parmatsiya" Vol 0, Fo 5, 1946, pp 32-b

Dry ‘extruct of Thermopsis contained 2.83-3.98% .
.almloid, .For preparation of a standard extract
and a nonhygroscopic powder, the Thermopeis was
blended with lactoms to O0.414% alkaloid (analyeis
of Thermopsis plants showed 0,424). This dry
extract keeps well in closed vessele, tut absorbs
moisture if expcsed tc air. When properly stored,
it is stable for € months or longez.

"Argentometric Determination of Sulfa Drugs: I.
Determination of Sulfidine and Sulfazole,” Ya.
A. Perol'mean, V. I. Xotlova, Leningrad Phar
Res Inst

“Farmatsiya” Vol 10, No 1, 1947, pp 22-6

Tost titrecions of sulfidine and sulfarole with
AgliOx against excess ggcrok wers accuraté within

1¢$ “In the fressce Cl” the titrated solution

is acidified with ¥XOx, shaken, filtered, and ti-
trated vith AgSCY in tho presence of Pe, (soh)j .
(WHy)o 80y, Z4H,0. Thie titration ie accurate snough
for routine snalysie. (22 references)

"An Investigetion of the Fhytostarol Otiained by
Alkaline Hydrolysia cf Pinewood Lignin,” A . M .
Ehalstskiy, N. N. Solomcaik, Leningrad Chem-Phar
Res: Inst

*Zhur Obshon Khimii" Vol 17, 1947 y PP 1171 -84
Crude phytosterol (I) from pinewood was extracted
with ether and the partion solveat in éther (6G%)
was separated by fractional crystallization from

£*{4 intc a mixture of alcchoia of high mnlecular
veight. (II), m 65-75° (30 4% of I) and a mixtyre of
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sterols (111}, m 118-3%%. (38.4% of I). Three :
optically inactive. aliphatic aicchole were isolated ) S
by fractional orystallization of II from ethar, P : i ‘ R A :
BL0H, and 0: ' lignoderyl aloahiol, m 75-7°,
17% of I, axidized by Crox in AcOH to Llgnogeric
acid, m 62u5°; Cool 03 m 70.5-1.5° ; sostats, m
52+39; benzoute, k?-soO- oxidized to . COQH,
n 75-76 69 (P ealt, m 115-160), na?
'69-70,20; acetate, m 53-3.80; 'benzoate, n 50-50'
axidized to CooH] WCOEE, 1, 72 523,59 (P ealt,
. 11k=15.59) , 111 was. 70%.8-sitosterol, m 13*-5 5°
[y =36° (:Ln CHC1:), ‘1solated and punried via
the bdenzoate. III"also contained inidsntified
i . ' sterols and a trase of mitostanol (dihydrositosterol).
S » Btigmastercl and o & , &g~ ,Kz~and’y -
 sitosterol we s ebsent. The portiom of I insolvent in
ather. (258) s largely & nixture of me*alldic salts
of lignooeric and other acids. )
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